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toggos Fasdn. 47 FEW s ARE 4 FFES AWEEE ol gsel 5TAN we

o
71 7171 FEW & Az" FFE thste] flash column(Hi-Flash column, Silica gel 40 mg, 165 g,
4870 mm, 4 L, Yamazen corporation, ¥)& o]§3ste] ARwEIYIHE FP3te] EIES AxsQl).
A7) ARetEaHIE 22ke9] flash columS o]&3te] Fa3itt. 7] EYHFS =288k, og o}
AEE 2 dg&s FA4d wet F=Fvl(gradient)E FHA A/MAA 2830, 2o FAEHAE =
—8A o8 olAE|o]E T HWErE $oz w2uk-slal 10:004 o dolAEo]ES W :

Hl&o] Fres Fasgrt. AME A3 T F 1419 EFE 53900, 7 238 71 =390}

W) AP

pud

off
Ay

SHES o]8ste] FIEE F NADPH:F= Abstskd gl dAdsts S4sln.

M
_il

<AA 2> TAZx FE2(EY2)9 FAE BT VS AALHY #
A ANl 1A ARE FRE B sEE] Mzl R 4% AR F, YAWE s
S18te], NCI protocolol 71281e] MIT assay® Salst@dom, QAETE vl 7HobAl X9 Hepalele? A%
F9} BPRcl MEFE o] &3},

Zyzyol QA EFo]  AA A 1A AFE oy FEY ABE 48X = AT T, 50%
trichloroacetate(TCA)E #7}ste] MEE AT, olF, SHFTE ol &3te] AAH AEE 4 WA 53] Al
A3t & 1% acetic acidell &3 A|71aL, 0.4% sulforhodamine B(SRB)E 7}&lal 30% E<F W&y, A7)
3047ke] WA %, 1% acetic acidE® o]&3te] WABIAE MEE 4 A 53] AHg F, 10 mM Tris(pH 10.
5)& 7Fste] SRBE &A1) thE 540 mnoll A FFEE SAsI A AdAERE letdivt. AVl AR 9
A Aol tigk A AR A TS 2T o= dto], AEFAE 505 Al FE(1C) = AFETHA

37 & 10] e,

F 1
THx F89 g 7tAE A5AA 2
IC50(ug/ml)
e s
hepalclc? AlXEF BPRcl A X

1 >100 >100
2 71 59
3 42 23
4 10 10
5 13 10
6 28 17
8 8 6
9 10 15
12 71 66
14 >100 >100

A7) E 1o e uksh gol, AR F A7) Aol Az A BRe] BHEL 1y gtel 100 ng/nl
olstel Ao UEh}, wl$ $58 Lol W AL B4, F P BAo] I Ao HANA,

<AAld 3> THZx FESE(EIE)Y FAaLA 43 aH(FEEH)Y &

_12_
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A7) AAd 1ol Azxy AR B 5HEY daLsA 243 a3E g9y dsted, vk 2k A
Z591 Hepalclc7? A9} BPRel Al EFE o] &3 th

A7) AAd 194 AlxE BE O s5EI G4 diERTFad)ozA sbekAd t-HBQ(tertiary
butylhydroquinone) s 7zt #3 =&

o g3 Hx=(5 mg/ml, 10 mg/ml, 25 mg/ml 2 50 mg/ml)E A X]&}aL,
7] M3ET Ul NAD(PH: F] 3= Akt a4 (NQOD) o] &3t AEE &43te] = 1o YERAT.

47 % laol VFERA whsh o], AAe] 19 ¥ HEHE wErF FASEL NOL BHE FED § Qe Ae
2 BRIEo], AaRgELY AL 2T 5 A Aow FAHAT, 47, 59, 69 2L 129 FolA S48
AR as 295 avl gt 53, FgHgel 4% o Fed 4, 5 % ef BB
Aol @ 31 o

5 "=

Yz}, 7] = 1bolA &2lE nie} o], arylhydrocarbon receptor nuclear translocator(ARNT)7} A

3 NQO1 A3} adrt Eso], ©r]e A f%A (monofunctional inducer )= A

AT, 1FEAA 2 2aLAd BT %S vXe T FEAYS &
gxqoz gA4sATIE T@YTH FEAE AUAHEZR

(procarcinogens)® 24 E ]

TAZ FHES RS, 5 9 g9 Xz EE o oA e a9E UM HoR o

<HA 4> FEE FEIE(EYE)Y JstasA 243 = 7149 g

71 Al 16014 zﬂZE ?@i —EFQ TE5E9 rtstarA Egdst
5 ctivation cis—element)Ql
element; ARE)S} A3o] =X O%—‘?——g‘ B135l7] $8ke, ARE-FA]H A

= 71 B Ao, f§3A U
AF3lek-3-21 2} (antioxidant  response
Z A (ARE-luciferase construct)=

=
o,
i)
o
ot
>
l>
@
S
’:
=
o
j=}
w
(@]
=
”CJ
2
O
=
o
o
S

HAASE w2 2 M EZFQ HepG2-C8 MEFTE o] 83513t}

A7) AAd 194 AlxE BE O sE5EI A4 diERTFad)ozA gtkskAd  t-HBQ(tertiary
butylhydroquinone)S Zt £3 FEEo| Z33dl H%(5mg/ml, 10mg/ml, 25mg/ml L 50mg/ml)=E A =|&taL, 2%
E] 54 A(reporter gene)Ql FAHE A S HHAEE ZAsta H|lnloQl t-HBQe} WEd e} vl sle] &= 20 o}
EFI ATt

A71 £ 20 vERd vkel o], giiie] R EA FAHGAE LA F oW, Y] AT 93ste], ARE =
gabshube-dzte] HES FT F Qe Aoz FAFATE. 53], 7] AAddE 58 Aoz FH 6
W REle] A tE FIERE ofYt ¥udRTE A B2 o FAHHIAE dHAA FETAe] 7
F -3t Aoz ERNEHYT, gSez 3 BE 2 129 £ FoE fFrdAdS YERS

<HAld 5> AT EE 2 AAl

7] AAle] 2 WA 49014 HES A3, 53 Aoz gdd 61 #ES AEAsIA, oA sES F
=3tk 61 - E %3 == Eﬂ*hjr 01]%]0]'/‘1]‘3] O|EV} g:2( =2 -k ool e o] E) ] H]&oA HEH
oltt. A7 F3HEA 2 22X 9 Heteronuclear Multiple Bond Correlation experiment (HMBC) NMR

QMWWRglswmhzTEﬂﬁ,?é%wéﬁaﬁzﬂ,WRH*‘@4 = 39 YERAATE.

EP
mN

Mol i o

30 LR vkl o] OH(3450 cm ), C=C(2229 cm 2 2139 cm ), ol 2EIZ LE(C=0, 1733 cm )|

AV 715718 MR 9lar, -NMR R 13C-NMR ® DEPTE e Ad ol~E hEd 1F(ester
carbonyl group)™ ol=ZAFoE AAR €©AS F3E 21719 vaU EAstE Aoz FgEdar, 3 Y
olefinic  signal©] gl = A}, MMBCSF  HMOC  =FEH geolHE T3l 2 A,
tetrahydrofurane/tetrapyrane spiroacetal unit, ¥ 70 ol=E] 7], (6 diyne-ylidene®71S 7}xH, OH=
C-6, ester moiety= C-2 % C-7°] HAs= (+)-(3S,4S,5R,85)-(E)-8-Acetoxy-4-hydroxy-3-isovaleroyloxy—-
2-(hexa-2,4-diynyliden)-1,6-dioxaspiro[4,5]decane® R FHATt. A7 AdAb o] digh A W& 7]

ox
~
H

Jm
o,
a2

o
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o} 2},

s

o,

(+)-(3S,4S,5R,85)-(E)-8-Acetoxy-4-hydroxy-3-isovaleroyloxy-2-(hexa-2,4-diynyliden)-1, 6~
dioxaspirol4,5]decane

s}sk2] (Molecular formula) : Coilla0; (390.1679)

A4k 0 Yellowish oil

[l : +62° (c, 5.66; CHCI3)

IR max(KBr) : 3450(0H), 2229, 2139(C=C), 1733(ester C=0), 1650(C=C) cm 1

UV max(MeOH): 216, 224, 250, 263, 279, 291 nm

EI-MS m/z (% rel. int) : 390 (M, 25). 3720M-H,0, 12), 306(M -CH0. 2). 288 (M'-CiHly0,. 100), 246(74)
298(32)

13C-NMR(CDC13) @ 64.9(C-1), 66.3(C-2), 23.2(C-3), 25.2(C-4), 103.9(C-5), 80.0(C-6), 76.2(C-7),

164.5(C-8), 84.6(C-9), 68.8(C-10), 78.8(C-11), 65.0(C-12), 80.7(C-13), 5.0(C-14), 173.1(C-1"),
43.0(C-27), 25.8(C-37), 22.8, 22.9(C4 ", 57), 171.0(C-1"), 21.6(C-2")

IH-NMR (CDCl3) : 3.90, 3.98(H-1), 4.87(H-2), 1.92, 2.07(H-3), 1.62, 2.21 (H-4), 3.91(H-6), 6.01(H-7),
5.13(H-9), 1.95(C-14), 2.32, 2.40(H-2 "), 2.19(H-3 "), 0.99, 1.0(H-4 ", 57 ), 2.17(H-2")

[y
g

[
N
&

i% 0
k2] W 20k W 25 uomL
B Ll Suwiml o sepgemL
= |80 @10 uafml
E
E o f
5
L) =
o T
E & r
=
.:- m ok
i
am
<
B g ; : A g ; : g
contal t=RHD CFS i) c7a 75 C7G (67| CEZ CFl  CFiz CZld
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k1

k1

- W20 U W 25 pg/ml
= B padml W 50 ool
E m 10 padmL
L
o
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e [ I
s 1)
(=]
F
=
=
o
[13)
[
= contol t-BH@ ©Z8 CZ9 CZ4  CIE  CEE  CI1  ©Z2  CE3  CZIZ CZ4
L4
20 B 25 ug/mL
£ ugsml B 50 paimL T
E et
0 ) 10 Hg/mL
*
22
a6
T
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T
EE
;% 15
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sk
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|
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